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1/ 



[l»^:^ll ^ (1) 
['fkil 

[it^:^2] ^ (1) 'e^:^tL^2,2-vy f^;V2H-l-^>V'lf9>'fb'^t? 

(3) 

T'^$tL;Z)2,2-vp{-^;l'6-- ^^2H-l-^^VH°^>"e^b^9^ ^ (2) X-^^tt 

^r^y^>v\£9yi\:^W^ (4) 

•e^$tL^6- y'2,2-yp<-?^;l/2H-l-'^>Ve7>-e*«2>it^:gliam<^T^ 
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^--J: 2/ 



[0 0 0 U 

{i^ > -fe* > iStc ^ h n * ^^1" ^ 2. 2->^' p< ;V2H-1-^ > V' e 9 ^'ftl'^ 

>^/}£9>i\:^mimx.im'mmwjm (#pa2ooi-i5i767#M) ^^j±^ (j. 

Med. Chem., 1983. Vol.26. No. 11, 1582-1589#BS) (D^^i^mii^t LX^m^J: 
[0 0 0 2] 

{hm. m^. mm ±(D^^.^m-r:hfzib^ iss^p°newa^^* 
^fi^Mmna^Mmm^mi^mi^Kmy^^^iziimmi)^^^^o ^<d%^ Feci3-6H2 

^h'^'^m.^tm^h-f^^Yy^J^mt (J.Org.Chem.. Vol. 50. No. 25, 5092 
(1985).) ^>?>X(Sii)-j^^-e<om7C (Org Syn Coll Vol 1 455 (1941).) 

[0 0 0 3] 

*® ^ 5fc 2, 2- V ^ ;v2H-i-^ > V fcf 9 > VC'km \z {i«as ^\zy^V'7 
m^k-h^'^^^X^^ . ^^h<D-m\^^WR'm:W^-t^^'ti>^m:-t,^^fZo FeCls 
-6H2O ^ S-ftR^ilrMiK i: i- li K 7 V v^tc ^ l^#<^^® ^Sr^t" o 
[0 0 0 4] 
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^-i^: 3/ 



[0 0 0 51 

^^ma. ^ (i) 

[0 0 0 6] 
[0 0 0 7] 

'e^$tL^2.2-y^^;v2H-i--?>Vif 7>"fb^tK^- hn»^, ^Jlgib^(^;j^ 
i£T. ^V^i^>x-myt't^;zt^^Witir;b^ ^ (2) 

[0 0 0 8] 

[ft 61 

[0 0 0 9] 
[0 0 10] 

[|&59o^iio?^^,] 

[0 0 11] 
[0 0 12] 
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c im^R) > Baso4. cacos. srC03> m^Rxf^mmMm^mifhfL^o 

[0 0 13] 

mta^ tLXlt^Ba (OH) zR^CaCOs^^m^f^ Ztib^X-^^o 
[0 0 1 41 

Mci^m^j:mimtLXliVt02. Pt02-C, PtS2. PtS2-C, Pt-Cs Vt-S-^-^y^M 
RX^yt-^y^ y^±^<7)}^±mM. PdO, ^N°'7V'^Ay^>;/i^, Pd-C. Pd-BaS04. 
Pd-CaCOs. Pd-SrCOs. Pd-'>U*r;U. Pd-CaC03-Pb(0Ac)2 (UVK^ftfem) 25.t>' 
Pd-BaS04-^/ >#<^^^*7^^'^7AMi^> Cu-Ba-Cr025.^>'Cu-Cr0^<^^M^^ Ru02 

Rmxi-m<D)V7-^^AmM. ^^>-Ni(wi~w8)^ y^±Rmi-m'^^ 

[0 0 15] 

tti-tL\^^mmtLXit. Pt-C. Vt-S-^-^^y^MR-O^d-C^^mifhiti, 
$ L < {±. Pt-C;6^^^tf ibtL;&o 
[0 0 16] 

-i-^^vtr^^-ffi'^tj (1) tcMtxa^. 0 oMA%(Dmm-^^m^f 

[0 0 17] 

±150^^-^^ '^x.f?2% Pt-C (50%-^7Kp°p) ^r-^fflt-^^^-^ti. V® 
7&-^#x.-C3~20^»% (Pt»-e0.03~0.2Kl:%) <7)|£H;i^l? t L < . X> 'I^J;i 
{^5% Pd-C (SOJi-^TfCp^n) ^^3;^ hM5&^'b#x.T3--'20K» 

% (Pd4-eO. 075-0. 5@»%) <^^H;6^0t tv>o 
[0 0 18] 



[0 0 19] 
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[0 0 2 0] 

t: K V > O^ffll: . WM-^ ^^2,2--J:^^ ;V2H-1-^ > V tf ^ > it'k'^ ( 
1) l3^LTii#. 0.2~20-=e;i/^»<7)$tH-C$)^;&^ TOv^O^^tt^^itn 

[0 0 2 1] 

^ o 

[0 0 2 2] 

t^tL< {±l~100^1:f&. W,K^t t < ti2-20@»i&-e^^o 
[0 0 2 3] 

[0 0 2 4] 
[0 0 2 5] 
[0 0 2 6] 
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[0 0 2 7] 

[0 0 2 81 
[^MMl 

[0 0 2 91 

ji^. H p L cii^Mmm-^^mit&<r<D^m^m^rm^Lfzo 

:L-ColuimODS (fttll^A <b^tJWfF«^m# i^) 
mmmm : MbCN : O.OIM Ac0NH47K^?i£=45 : 55 (v/v) 
UV2&:S : 254nm 
W.M I Iml/min. 

[0 0 3 0] 

mMm 1 (6 - T ^ y 2, 2-v^pj ^;v2h-i-^ > ye ^ > ( 4 ) oi^jS) 

[0 0 3 1] 

[0 0 3 2] 

10 g (48. 7 mmol) 02,2-v^^ ^;U'6-^ h n2H-l-^^ V*Vf 7 > (3) 4:60.0 g 
(DJ:.^ y -JVKMmmMLfZo 35'CtT'?^*PLfc:±-e0.6 gC02%Pt-C (50%#7Kp"q 
) «r?3lijnL> P^M.^40X:iikTizmmi^^-^^h. 5.85 g (117.0 mmol) (^JfcK^v' 
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#M2 0 0 2 -2 5 0 1 1 2 : 7/ 

y-Tmm (98?jn°p) ^mTLfz mrmMitso^m) o mr^T^k. 4o~45t: 

t±20.0 gt^h^I/J^^-eS^JttSffitfco }>)l'J^>m^^t>'t^ 20.0 gOTK-e^^L 
T^rmt^^^^^^i-^C^tcj; t)ga^,% (4) <7)ffi%=^#/io 
[0 0 3 3] 

1/1 (v/v) ) l^i f)3ffiML/i^><7)^ffiv^-cmTOt>ttT*~iS' ^^/Co 
[0 0 3 4] 

iH-NMR (CDCls)^: 1.40 (6H, s),3.36(2H, br s). 5.61(1H, d, J=9.6Hz), 6.2 
4(1H, d, J=9.6Hz). 

6.38(1H, d, J=2.8Hz), 6.48(1H, dd. J=2.8Hz, 8.3Hz), 6.62(1H, d, J=8.5Hz) 
MS(m/z); 175 (M+). 160(M-NH) 
[0 0 3 5] 

1 (6-T -fe h T ^ / 2, 2- V p< ^;V6-2H-1-^ ^ ^ > <?5M^) 
[0 0 3 6] 

['fkS] 

<<») 

[0 0 3 7] 

*iSMl-e#f>tL7t«.!^O^»^30 go h;^:i^VtI^t?L. 5.10 g (49.7 mmo 

1) <om7mm.^6'^m^^i-fxmTLtz (i*iza{i2o~26'c) o mm^^. so.o gco 

h }l^JL>t37.0 g<7)8%(w/w)^m^ h V -^7 A7jCi§?i£«rJnx.T^^}ftm LtZo 

i >9 S 6lJ% 10. 27 g (iR$97. 0% HJfeM 1 ^ ##^J 1 <^ 2 X^trOI^JR^) =lr 
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[0 0 3 8] 
^ : Sfe^^a 
mp : 127. 5-127. 7^^ 

iH-NMR (CDCls)^: 1.40 (6H, s), 2.09 (3H. s), 5.60 (IH, d, J=9.9Hz), 6 
.22 (IH, d, J=9.9Hz), 6.68 (IH, d, J=8.7Hz), 7.08 (IH, dd, J=2.4. 8.4Hz 
), 7.23 (IH. d, J=2.7Hz). 7.93 (IH, br). 
10 0 3 91 

mnm 2 (7 - r ^ y 2, 2- v ^ ^ ;v2h-i-^ > y if ^ >- (omm) 

[0 0 4 0] 

Hb9] 



[0 0 4 1] 

l.OOg (48.7 mmol) <7)2,2-v^p« h o2H-l-^^ Vlf 7 ^'^fflv^ MM 

mi tmm<D-)jm:.^ ^ Emm<7)mu^nfzo 

[0 0 4 2] 

2 (7-T -fe h T ^ y 2, 2- V f - ;V6-2H-1-^ > V tf "7 >' omit) 
[0 0 4 3] 
['ffcl 0] 



[0 0 4 4] 

m. 03 g (Jix^97. 3%o% mmm 2 2 <7) 2 x^-e(^ig:i)3i^) -^ntzo 

[0 0 4 5] 

iR-NMR (CDCl3)^: 1.41 (6H, s), 2.13 (3H, s), 5.53 (IH, d, J=9.6Hz), 6 
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.26 (IH. d. J=9.6Hz). 6.88 (IH, d, J=7.8Hz), 6.99 (IH, d, J=8.1Hz), 7.0 
1 (IH, s), 7.54 (IH, br). 
[0 0 4 6] 

ll»J3~2 0 

(3) -cm^ti^^t^m (0.5 g) ^mm-tu ^mmm<^mmRzrim&. 

mt^^fzm^(D^M (3) . ^m.!^ (4) RX/^\^m (S) OJt^^HPLDIfi^t 

[0 0 4 7] 

A : 5% Pd-C (SO^t-^jX^S) 
B : 2% Pt-C (50%-^7Kp°p) 

C :3% Pt-S iJ—i!^ymM (65%'^7Xd"p) httM) 
[0 0 4 8] 

D : E K^v>-7jc^tl (80%p°p) 
E : t K^^V-tK^^ (98%b«b) 
[0 0 4 9] 

F : 

G : y - ;V/1, 4_>f >' = 3 / 1 (v/v) 

H : ^ y -;l,/'7fc= 5 / 1 (v/v) 

J (v/v) 
K : iJ' y - ;i'/l, 4- v':^ ^^>=IX3 (v/v) 
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[0 0 5 0] 
[0 0 5 1] 

i^^. m^m (5) (Dm^^^&sTK^Lfzo 

[0 0 5 2] 

Uti 1] 

[0 0 5 3] 

Mr^^^l K^LfZo 
[0 0 5 4] 

[^1] 



No. 


mm 


ft 


mm 


[ m 


mm 




CO 


(hr) 


(3) 


(4) 


(5) 


3 


A 


10 


D 


2.0 


F 


12 


20-23 


12 


2.1 


94.7 


3.0 


4 


A 


10 


D 


2.0 


F 


12 


4 


3 


87.3 


3.7 


0.2 
















23 


3 


2.5 


94.6 


2.3 


5 


A 


10 


D 


2.0 


G 


12 


20 


12 


4.9 


92.5 


1.7 


6 


B 


10 


D 


2.4 


F 


12 


50-55 


20 


6.7 


92.8 


0.1 


7 


B 


10 


D 


2.9 


F 


12 


50-55 


3 




98.9 


0.6 


8 


B 


7.5 


D 


2.4 


F 


9 


50-55 . 


3 




99.3 


0.2 


9 


B 


5 


D 


2.4 


F 


6 


50-55 


6 




99.1 


0.2 


10 


B 


4 


D 


2.4 


F 


4 


50-55 


3 




99.0 


0.4 


11 


B 


6 


D 


2.4 


H 


6 


50-55 


6 


1.5 


96.9 


0.3 


12 


B 


6 


D 


2.4 


I 


6 


50-55 


6 




99.2 


0.6 
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^-v : 11/ 



13 


B 


6 


D 


2.4 


G 


6 


50-55 


6 


0.3 


99.1 


0.1 


14 


B 


6 


D 


2.4 


J 


6 


50-55 


6 




99.1 


0.5 


15 


B 


6 


D 


2.4 


K 


6 


50-55 


6 




99.4 


0.2 


16 


B 


6 


D 


2.4 


F 


6 


40-45 


6 




99.4 


0.1 


17 


B 


6 


D 


2.4 


G 


6 . 


40-45 


6 


— 


99.4 


0.1 


18 


B 


6 


D 


2.4 


G 


6 


35-40 


9 




99.3 


0.1 


19 


B 


6 


E 


2.4 


G 


6 


40-45 


6 




99.5 


0.2 


20 


C 


10 


D 


3.8 


F 


12 


50-55 


9 




99.0 


0.5 



[0 0 5 5] 

40.1g (185 mml) 02,2-v^p? ^;V6-- h n2H-l-^:x Vtf^ > (3) . 120gO 

28.0 g<?)7fc Rme.i g(7)m7tmi:m.^u eox:i,zi]mLti^\,z4.o 

g035%(w/w):^m. 16.0 g<DJ^^ y ~)VRm.O g<7)^<DMU^50^7!)^nxmT 

Lfzo muKX2m^mwLfzmz. lo.o gol5%(w/w)7xm^b>:^ h V ^j^7i(,mm. 

go5%(w/w) ^m^xmwr^. mm^^^^^j:\^\ i ^6-r<y 2. 
^^)i'e-2}{-i-^y^/\£v> (4) (omm^mz (68.og)o 

[0 0 5 6] 

«lO^#?j^tcl20gcO b;VJ^>=S:Jnx.> 20.4 g (20.0 mmol) OtejKS^M* 1*1 1^20 

~3ot:tcT?gTLf^o immmn^. 120 g(7)h)^^:^>:sL'cfs%(^MRm±v')^ 
^:^mm^mTu 4ot:icTiLB#jfttb^^fo/co s^^j^tk (88g) ^mx-mm^m 
^^n-ofz^k. mmmeo gK^j::htxm^Lfzo ^f\'^7mT3mm^Bm^^fz 

^k^Z^ML. 50t:-eMffiT^i^LT6-T-fe hT5 y2,2-v^^;l/6-2H-l-^>'V 
t;°7 ^ACB ^ntzo : 35.2g. IR^ : 83.2%. mm. : 92.4% 
[0 0 5 7] 

itm.m2-- 7 ( li K ^ ~>* > }iK^(oyi(imm(omt) 
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(3) 'vm^ti^^t^m (0.5 g) ^mntu \^vyi^>im(Dyi(.mmK^ 

^fz^^(7)WM (3) . (4) RZfm\^m (S) <^jt^^HPLcm®aw 

i^a> ^4'<5^fB-i-25.Wfi<7)^fH{i^l fc|SI;^T'^^o 
[0 0 5 8] 

L : tK^:^^ (SEE : H2m«&) 

[0 0 5 9] 

^:1;'S:^2 K^LfZo 

[0 0 6 0] 

[^2] 



Jt^M 7kmm mm mm ii'.m(%) 



No. 


MM 




mm 


5 


mm 




(r) 


(hr) 


(3) 


(4) 


(5) 


2 


A 


10 


L 




F 


12 


15-20 


12 






91.9 


3 


A 


10 


M 


4.0 


F 


12 


15-20 


12 






98.7 


4 


A 


10 


M 


1.2 


F 


12 


15-20 


12 


83.9 


12.7 


3.2 


5 


C 


10 


L 




F 


15 


15-20 


4 


8.1 


63.6 


20.4 


6 


C 


10 


L 




F 


15 


15-20 


8 


0.42 


29.5 


61.3 


7 


C 


10 


L 




F 


15 


15-20 


30 






91.9 



[0 0 6 1] 

M^l3FeCl3-6H20^1.4W»«^fflL. mi^m.^^Ti,Z\^ V "7 > Myt^m.^ 

^1- o 
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RjBUmeOV. b K^i^^-TKfOtr (80%B°n) 2^)V^M. ^^iEtOH (12^4^^) 

wicmM^m-^^m : (3) 44.8%. (4) 51.2%. (5) 3.7% 

[0 0 6 2] 
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[mm 

m^^m ^ (1) 

Hbi] 
['fb2] 
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